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TUNGSTEN.
Evaporate the filtrate and washings from the main sulphide precipitate obtained by the first method to moist dryness. Add 100 c.c. of cone, nitric acid. Heat with cover on until all action is over. Remove the watch glass from the casserole and evaporate again to moist dryness. Add water; heat until all salt is in solution; filter out the insoluble residue; wash it free from salts with i : 20 hydrochloric acid. This will take about forty to fifty washings. Evaporate the filtrate and washings again to moist dryness, and add 100 c.c. of cone, hydrochloric acid. Heat with the cover on as before, and evaporate a third time. Add water; heat;* filter; wash with i : 20 hydrochloric acid, and add the washed residue to the first one obtained after evaporating with nitric acid. Ignite and weigh as WOs + SiO%. Finish as given for tungsten in steels.
SULPHUR.
Fuse 2 grams with 20 grams of sodium carbonate and 4 grams of potassium nitrate. The fluxes are ground thoroughly together in an' agate mortar. Heat until the melt is a clear light yellow, free of black specks. This requires but a few minutes. Dissolve the melt in water. Transfer it to a casserole. Acidulate with concentrated hydrochloric acid, and evaporate to dryness on the water bath. Add 40 c.c. of i : i hydrochloric acid. Heat with the cover on for a half hour. Add water and heat again. Filter and wash with, i : 20 hydrochloric acid, forty times. Heat the filtrate to boiling, and precipitate with barium chloride solution, adding the latter in excess, about 50 c.c. of the saturated solution. Considerable molybdenum is precipitated with the barium sulphate. Filter, washing with water, only, until free from chloride test to insure removal of the excess of BaCk- Plug the end of the funnel with a rubber cap
* Add 20 c.c. of cinchonine solution; warm for a, short time to permit the precipitate to settle; wash it with a mixture of 50 c.c. HCl, 400 c.c. of water and 5 c.c. of the cinchonine solution. Read also page 125.